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To all whom it may concern:
Beit known thatl, TRAUGOTT SANDMEVER,
a citizen of the Smss Confederation, resuflmﬂ‘
- at Basle, Switzerland, have invented cerfain
5 new and useful Improvements in Processes of
Making Isatin, of Wthh the followmg is
spemﬁcatmn |
The present invention (for which patents
have been applied for in Germany, G. 13,632,
1o dated July17,1899;in England, No. 15 416/99
dated July 27, 1899
dated August 1, 1899; in Belgium, dated Au-

' gust 1, 1899; in Russia, dated August’l, 1899; |

in Italy, dated August 1,1899; in Spain, No.
15 24,751, granted October 11 1899 in Austria,
dated August 1, 1899, and in IIungaly, No.
13,537, dated Aucrust 1 1899) refers to a new
process for the pwduem(m of isatin, consist-
- ingin producing a reaction of ehloralhydmte
- 20 upon anilin in the presence of chlorhydrate

of hydroxylamin, condensing the thus-ob-

tained 1son1t1osoethenyldlphenylamldl11 of
Lhe formula
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by means of coneentmted sulfaric dmd to al-
pha 1&&1}111&]1111(1 of the formula S
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and decomposmn‘ the latter by diluted min-
eral acids to anilin and isatin according Lo
Lhe equatmn h

: 40 o
/\/ \Eﬂphﬂ,

- C_NIIO II5—|—II 0=
| bets
N'6Zo
45 . Alpha-isatinanilid. = -
/ \/ \alpha
- o '. COII—[—O H, NI,
N - bet |
50 - AVZAN Eaéo
| : Anilin,

in France, No. 279,393,

| grade.

The followmg examples will servé to illus-
trate the single phases of my new process and
the manner in which isatin can be obtained.
The parts are by weight. 55

Flirst phase of the process— Pr oduction of
a | 1sonitrosoethenyldiphenylamidin.—In a ves-
sel fitted with a stirrer and reflux cooler a
mixture of fourteen parts of hydroxylamin
chlorhydrate, sixty parts ot water, and ninety 6o
parts of anilin is heated up to 20° t0100° centi-
ograde, after which thirty-three parts of ¢hlo-
ralhydrate are carefully added in small por-
tions in such a manner as to let pass over the
violent reaction affer each addition before 6j5
adding more. Themixture, consistinginthe
beginning of two different fluids, has become
homoa'eneous and taken on a deep yellow
color when the reaction is finished. After
allowing the mixture to completely cool five 4o

hundred parts of ice-water and one hundred

and twenty parts of caustic-soda lye of 40°
Bauméareadded, and the wholeis well mixed,
so that the 1son1trosoethenyldlphenylamldm
thus formed goes into solution. T'he excess 45

of anilin as well as the by-products insoluble

in alkali are then removed by repeated ex-
traction with ether, whereupon the solution
is acidulated with acetic acid, and the nitroso
compound, which separates in oily drops, is 8o
likewise extracted with ether. The former
remains as a thick oil after the‘ether has been

_eva,pm ated.

Second phase of the process—Production of
@thmsatmcamlzd —One part of isonitroso- 8;
ethenyldiphenylamidin isintroduced into the
quadruple quantity of concentrated sulfuric
acid at a temperature of from 40° to 50° cen-
tigrade. When all is dissolved, the tempera-
ture is gradually raised to 100° to 105° centi- ife
” After the deep brownish-violet color
has completely changed to an intense yellow-
ish red the concentr ated sulfuric solution is,
‘when cold, poured, with constant stirring,
into an excess of a solution of carbonate of g5
soda, a sufficient quantity of ice added, and is
then filtered, the alpha-isatinanilid sepamt-—
ing in brown crystalline flocks.

Third phase of the process—Production of
isatin.—One part of alpha-isatinanilid is 100
{ added toa mixture of one part of sulfuric acid

| and three parts of water and then gradually
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brought to boil. The red paste of the sulfate
of isatinanilid which had formed at first dis-
solves soon in heating up, and the separation
of isatin in brown ecrystals begins. The de-
composition finished, the solution is cooled
down and the separated isatin filtered off and
recrystallized from hot water.

What I claim as new, and desire to secure
by Letters Patent, is— | |

The herein-described process of producing
1satin, consisting in producing a reaction of
chloralhydrate upon anilin in the presence
of chlorhydrate of hydroxylamin, condensing

the thus-obtained isonitrosoethenyldiphenyl- |

amidin by means of concentrated sulfuric
acid to alpha-isatinanilid of the formula

' N
/\/ \alphﬂ ) |
' C—NHC,H.
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and decomposing the latter by dihited min-
eral acids to anilin and isatin, substantially

| as set forth.

In testimony that I claim the foregoing as
my invention I have signed my name in pres-
ence of two subscribing witnesses.

TRAUGOTT SANDMEYER.
Witnesses:
- (EORGE GIFFORD,
ALBERT GRAETER.
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